Searching PA J 



1/2 K— is 



PATENT ABSTRACTS OF JAPAN 

(1 1 publication number : 04-069394 
(43)Date of publication of application : 04.03.1992 



(51)Int.CI. 


C07F 


17/00 


B01J 


31/22 




C07F 


7/00 




// C08F 


4/645 




C08F 


10/00 



(21 Application number : 02-179563 (71 Applicant : MITSUI TOATSU CHEM INC 

(22)Date of filing : 09.07.1 990 (72)Inventor : INOUE NORIHIDE 



SHIOMURA TETSUNOSUKE 
JINNO MASAHIRO 
SONOBE YOSHIO 
MIZUTANI KAZUMI 



(54) NEW TRANSITION METAL COMPOUND AND PRODUCTION OF SYNDIOTACTIC 
POLY-ALPHA-OLEF1N USING THE SAME COMPOUND 

(57)Abstract: 

NEW MATERIALA compound shown by the formula 
(C5H4 is cyclopentadienyl; A1 is disubstituted 
fluorenyl or 4-20C hydrocarbon to bring about 
crosslinking structure; R1 and R2 are halogen, 1-1 0C 
alkyl or aryl; M is titanium, zirconium or hafnium). 
EXAMPLE: Isopropylidene(cyclopentadienyl-2,7-di- 
tertiarybutyl-9-f-luorenyl) zirconium chloride. 

USE: A catalyst for producing syndiotactic poly-C*- £ ^ ft 1 

PREPARATION: For example, 2,7-di- " N: A-.' ; R * 

tertiarybutylfluorene is dissolved in THF, a solution of 

methyllithium in an ether at -78° C is dripped into 

the solution, the reaction temperature is raised to 

room temperature, the reaction is carried out, then 

6,6-dimethylfulvene at -78° C is dripped into the 

reaction solution. The reaction temperature is raised 

to room temperature for advance of reaction and the 

reaction solution is further reacted with zirconium 

tetrachloride to give a compound shown by the 

formula. 



LEGAL STATUS 

[Date of request for examination] 

[Date of sending the examiners decision of 

rejection] 

[Kind of final disposal of application other 
than the examiners decision of rejection or 
application converted registration] 

[Date of final disposal for application] 

[Patent number] 

[Date of registration] 



http://www1 g.ipdl jpo.go.jp/PA1 /result/detail/.../ wAAAyoaqDtDA404069394P1 .ht 2003/1 2/03 



Searching PAJ 



2/2 /*— v 



[Number of appeal against examiner s decision 
of rejection] 

[Date of requesting appeal against examiner s 
decision of rejection] 

[Date of extinction of right] 

Copyright (C); 1 998,2003 Japan Patent Office 



http://www1 9.ipdl jpo.gojp/PA1/result/detail/.../wAAAyoaqDtDA404069394P1 .ht 2003/1 2/03 



©Int. CI. s 

C 07 F 17/00 
B 01 J 31/22 
C 07 F 7/00 
C 08 F 4/645 
10/00 



© b * m i# i+ jt ( j p) © n it tb m £ m 
©'Jkm (a) ^4-69394 

s&M^ JxF^Sa#^- ©£B§ W-fiZ 4 ^(1992) 3 ^4B 



MJG 



7731 -4 H 
Z 2104-4 G 

A 8018-4H 

8016-4 J 



©ft ^ m 
©ft m m 



@4$ 8g ¥2-179563 

@ib J9 ¥2(1990)7 ^9 8 

# ± m 3? #^Jum«zSfU5REa)iaBr2882 

$1 ft © 2. «J mm^Z&SEft** 4 -22- 1 -304 

n m jsc 5A #^JnmsffiTti?srsBrK©i934 
h as # ^ w^jiim«f^m5en:fiii^ffli207o 

H#3$ffi<t^8c5££tt m^as^ftBBE.II*igi 3TI2f 5^ 



<M *ffl 55 

1. 

(1) -«« ( I ) 



■ C 1 H 4 



A 1 R " 



( I ) 



« 2 » » "7 ^ rf" l/-/i/5^^t. A' I* •> ? o 

^^r. R 1 . R ' ttAoy^^, 5£ * » 1 - 
lOiT07;u+/i/g, 7 »J - J»* 5 * * T . M t* 

9 S . ■>* /l/ 3 «? 2. . ) 

(2) a- ^u7-< v*5^61S^U«it7;^y 
*) U 4«KO»ETTfi^ LT > si/* 9 9 * y 



it^VlZISimT Z Z z > * s * * 

( ffi * _t © f i| ffl # f? ) 

t ITjJfflf *S/V 'J - 

tin 

^ y £/ * 9 9 * v * * V - or - * u "7 .< > £ 33 
iSr«»KiLTS < * a * $ 2. ffc-&«g£ffi 

^T^«jnfc.f'J ■» - tt •> y * * 9 7- * > 7" A 

- a< JB < . >y^*^^f-v^«*y-a-*u 

2-4l303^£*8tC « 
R"(C P R.)(CpR*.)MeQ. 
(I L , & C p li > * o v 9 *J x ^ ;u X tt iff » $ 
•> ? o ~c y 9 V x z- ji>®T *> 0 : R . ttffi 



titz 



-653- 



-Xtt»«oTi»TU< 4 i -20& a? m** *f 

tit FD*^t>aST*») : & R ' . tt^l- 

a t K o f> jut: A^gfiTft 9 ; R " ttMttCjfc** 
R5fc* <>fc hT C P ffl©ra<D«2§tff£«Tft*> ; 
MeB7L£<D@lJ$£04 b . 5 b. X « 6 b & 
(D4RT%») : £Qtt 1 -206tXm*2mT Z ±- 
KoA;^>a5Xtt^Dy^T*0 ; O 2 k 2 
3 :0SnS4 ; &tf l'i m i 4 T ft 9 i 
R * - tt (Cpfi'.J *< (CpR s )i3i#a!Ji: 

C«k -,T8£$n4> * ta-fe s <t & 9} £ 7 /u $ 
J 4 * ^ * *) SftiiX*f£ffl LT a- ±V-74~S 
$l^t4:tCiO, Ibis V is it 9 O * -j 9 K 

t'^tJSA'^fifiCtt'l vrof'Jf y ( is 
9 a y ? it j: - ju - S - 7 & * is — & ) 5^E 

0*a<ge«<**LT* o . *kb£9I<d 2 »&7 



ttfin¥<l-G93H4 (2) 

Sfc* 1$ W 1664 -6621 4 C tt^tt < £ b \ -7 V 7 
u~iu$*fz It* CD £T Z<t 

. n/clt^«>T tt > y y * ^ ^ v ^ # 'j 

- a - * \, 7 4 

-tK<ftM¥ 2-41303^£f8Cffl?** tiTOS -f 
V 7" d b" 'J f y ( > ? d y ^ >' x ^. ;u - 9 - "7 

1$A<a»"T. \s V \s * 9 9 * 4 is * 4 — ©St># 



'S •/* 9 9 * v 9 # V - * - * \*7 4 ^ £ K i§ U 

r«^-&*ft?«tt. ( i ) . 

✓ C i H 4. - R ' 

a 9 C mC ( i ) 

A 1 ."" R ■ . 

( Z Z ~C * C.H.fct is 9 d -< f * x ^ ;u5 % A 1 
tt 2 Sttt7 Ui^S^/^r. A* tt*>?o-< 
V 9 is X - £ 2 8857^* U — £ ic IS L 

*sstt <> * 4 -200^^^*25 

^^r. R ' . R* tt^oVyffi^. gt*»i~ 

> > * 9 9 * v 9 'J - or - it U 7 < > 

*a&&J5<fc£1& ( I ) cost* 
C *B . £ •> £ x ~ is 5 T ft & . 



5* * . A • tt T 82 ^ ( D ) 

A 'igr±3$r A ' ' co, 

&#7/b*^S. »* L < IS&fcft 2 - 6 £ T 0 

$/nK^i$tt7^4;us-cft4. ) tar 

A' £DA(*9«li LTWi . 2.7- •>* X 
9 - 7/ut Ui^g, 2.7- is 4 7 7" o fc* - 9 

- 7 ^ * 1/-^$. 1 ,1 - is - 9 — > + 'J -7'f 

-7/P^Ui^g, 2,1 - -f V 7' ;u - 
9 - 7/i'^U'-^uaS. 2.7~i/W V -e y /u - 9 
-7;i/*Ui/i'5. 3,6 - 7/t/* 

U^/i'S. 3.6~C/WV7 , of/u-9-7Ax*l^ 

- 5 . 3 . 6 ~ •>* - 9 ~ > 1- _ 7 ' ^ , u - g _ 7 
fl^t 3,6 - 5* W v 7' f- ^ - 9 - 7 i\* * 
u — 5 , 3.6 — i?-fv-*y*"iu-9-7iu*i/ 

- ^5 . « £ Jjt tf * c £ *< T & * . 

A* tt •> ^ o ^ y ^ •/ i i i 2 JEft 7 



-654 



A 1 ©fi^WiLT^itf, x*- 

'jf yfi, -fvrotf'jf yg, 2 _ 7' f ') f ^ 
> * n -T * - 'J f t^T 

28 iT0^*a 1 -100 7 /u* fl/g, 7'J-*fi 

•cab*). »SL<tttt*K*. >f^5T**. 
Mli^^^. >'^3-n, /n 7 - ^ . » £ 



» 181 ¥4-6935)4 (3) 

A a iC t aH • ♦ CB a L i -*A s tCi jHtLi+CB* (1) 
A^CjH.fA'.CHiLi+HCl-* 

A B (C.H»)(A 1 iC,jHt)*LiCl (2) 

A*(C,B») (HSCBtJ^o-CJai- 

[A*(C S B,) (A'.CB*) ] Li. #20-0.8,. (3) 

[A S (C»H«) (A'.Ci.R*) ] Li»*MX, — 

[A»(CsR-) (A S ,C, 3 B.) ] HX,*2LiX (4) 
({HL. Xtt^oyyl?, A" . A' . Mtt 

A a ,C,,B.tt&»]©Friedel-Crafrs7 /l/ 4 JMfcRJS 

A*-C,H«©aStett J.Org.chea. .49. 1849 ( 

1984) tcge«$ 4lT -3 C-fciHlT * . 

JtSBElE?U2)T# <b n * A'(C,H,) <A 3 ,C, ,Bt) tt 



is <k / ZtzU "V^ 



*> J: / £ 



©££1fc£LT»*n*IH£E©*r«iS?*£Kl-fc 
±82SIC«C2)T» ^ n^AMCBs) (A a ,C,H,) tt 

HMCtBi) (A'rC »B,) i 7 >\> * 'J & K £ fc tt IT SB 

7^*v&Rtt^fe£*Ki£3*3iEcttMr* 

}§«iLT tt *>' x ?• ^ x — £■ ju, t- b 7 t K o y 



^ ^4ify, y 9 v ti ^ ©fa*a£ft*JMfc-£ 

A*(C»H,) (A*.C,.H,> 4 7^* 

tt^»7;^V*K{fc^«!OttfflW^e 2.0-10 
.0#£L<« 2.0-4.0 ^rt'ifc. 5J5£Ktt-10 
0 T -150 X. #*L<tt-90T-90'C©icffiT 
& 3 . 

[« a (C»H«) (A'.C.H*) ] Li. £MX, itDSJotC 

* a , e ft > * ^ « ^ <d o y > se <t tK * . 

9 ~s * ^ * x , -v 7 9 y . > ? □ ^4- f > 

* <!r ©£»gHt*$. -<y-tfy, * •> 
u:/«£©7f=£J&&<t*3?©<&c. ✓x^/ux- 
r^K ?l-vtKo77y<C^CDx--riufi|<)<$ 

« fcSlfc-SiT? IE© (A f (CiH.) (A'.CH.) ] Li 
, /nx*<D* ^Jt« 0.9-3-Off $ L < li 1.0—1. 
5 Ri£Sfftt- 100 T-100 "C . » 2 L, 

< tt- 90X-50-C©ic®T**. 

Sfc. C tltC 9 £/3t L [AMCB-) (A'.C.H 



-655- 



^ * •> $ 7 * o $ K tt © 7 Ji/ * ^ & JR ft ft £ 

^ /i/ i — -r ^ x 9- h 7 * F a 7 5 y *£ £ <Dx — -r 
^goic^y; y, ^ * «r y * ? > o 

xy. * > u y « <tf ©3f#S£5Ht*£ h &mt * 

Cii<T^. *fc&Jfc£*T7K5© [A*(C»fU)(A 
*«C. a H») ) HX a irWT477i/*;u^R{b^«!lO« 
ffi^^lfctt 1.0 — 1 0 . 0 £ U < 1.0-3.0 Tifc 

£jSUfcfl:£«3 ( I ) itn&ih2> * ^ tt^ic 
^ $ H1#g¥l-501950#£*S, ^£¥1-502036 



i*nn¥4-G93D<l (4) 

R-f-A I ~ O-Hr-A £ R « 
I 

R 



*» cfc H-A £ - O-y 
1 

R 

U < li n ±0 ©*<?'Jffl 

;u*;u7A'£~7^£&JniUT5:]£5-£*- £ £ 



*->*{U«Ji U tt^S¥ 1-501950^ 

[L'-H] [ (CX) . (BX*) . X > ' ' ] 
(CCT. l£ H " . 7 y * - 9 J- 2 *: tt 3 

fla*?©**^*^ 5. 1 ~tt20<H©&3R!gC* 
4$tt KoAfl/tJig, £ /c tt 1 til # ± © * 3R 

CJ;,Ti8lft$nfca»7y^i^*f^ y, 
3 fflBS T ©tKSSOsI^ *< 1 ~tf> 

li lffllUJLOTKSS/S^J&^May^m^CcfcoTa 

a ^ t* n> s t a & $ n ar ja * * 7 s 

cktf&*CT*>S : X , X'*? J; tfX'li/N 4 K H K 

D*^f;i/5, i <b ia ± © * $ 03 * a< '> o v* > us 



7c»ra*jift«©^iv-Ajfc*>*igtf*L3 : £f«8y * 

T * ; a*J;tfbli£0©K»-e&* ; cl* 
£ 1 © SI & T £ ; a + b + ttt2i^W8JT 
©«#©SttTfc3 ; m U 5 *r «s> 22 £ T © 2 » 
T*> S. ) 

(L*-H ) { ( < (CX,).- (BX-).- CX») „. >«- ) , 

n ) c:t, l* -h ii h- . 7 :/ * - ? 

2fctt3ffl*T©*3EI£9-£ 1 -*320<B©gt£)js! 
?$tt't K o A /ut';i/5, £ li 1 <S JU Jb © 

#]20<B£T©&£G(^££t;3fcfc Ko*;uf;u 
SC^^Tatft^n/cSfftTV^^^^. * ^ 7 
3 fiBS T ©TkSJS^ A« 1 -^]20fB© 
R3lfS^«ttt Ko*fl/t>5T» 5 fc tt 1 flfl 

jy±©7K*s : ? : 3!><'>ov>'® : f^^-'*t:E«^^ 

1 - l*i20<S©^«flS9 : *^CH»t Ka*n,f 



-656- 



MrThZ ; 8s c. n s H tt * *i -? ft «8 J£ x g£ 
2!*&«* '«* tf**T 3b 4 ; X,x X*. X s tt/N 
*f V 7 4 F5, ^ 'J K 2£ x 1 -l<320ffl$ TCK* 
fig ^ £ ^ T * b K o 2> b* /u $ % lfBJUJbOTKJE 

iS^^Aoyyig^c^oTBftsnfc l -1*320 

> * o •< K©*rag&#(D*fc K d * ;ub-iuBjft5 
1 ~tt20<H<D&5El©^-£ ftK^TcXJSISI 

S&OfiJBT *> * ;«'^6 A^ftUiTOSSJl ; n 
«2c* - n- d<t«*«fc^JttS»TdliS 1 <D S2 » 
T * * ) TS^$tl4^t-&«0 

¥1-502036 ^4>*fiS£ 2S © — 

(L* -H ) * ( BAr,Ar,X,X« ) " 
t Z ZTf U*PteJi"4 ^ISS : H liTk^KC^ : 

— b . -f V 7 o t* ii* 7 v * ~ 7 ^ 1 - * *\> *< V -r 

* # U — h , ( a - 7 * ^ ) 7 ^ =E ~ 7 -f. 1 - * 
;u/VKf*#U-F, 7;'Ji9A 1 - * j* Y 
5-' * # is — V % ( p - \- *) jv ) 7 y * ~ m \ - 
13 J\* /< Kf*#l'- h 3* : :>* b K /t/ * ^ t" ib 8 jft 
7 >=ei^ Ajg, fci;LW:>''>^/u7:'*-7J» 
I - a ji, /\* K r * # u — h , •>* x ;u 7 ^ * - 7 
JU l -*fl//<Kf*#l/- Fx *>" 7'a f;i/?yt 
A9i 1 - **^Kf**U-h, ^ -f V 7* o f 

I - #A/<K7'##U - I- * >" ( 
a - 7' ;u ) 7 v * J- 7 i. I - * ;u /n- K r-' * *' u 

- h , y7*i^7>t 1 - */i/y<K-r* 

* U — h * >" ( P - h 'i ^ ) T^**"*!.!-* 
A K f * # U - b 3? : Y U b K d * /l/ b* ;w - §ff 

«J7 fciitf MJ>f^7y*i 

7 J> 1 -*A'/<Kf ***!/ - Fx F M x ;i> 7 ^ 

* a^i. 1 - **/<Kf*#u- Mirot' 
a, 7 y * - 7 1 — * /u K f * *' u - Fx K U 

< a - 7* /i> ) 7 y * ~ 7 ^. 1 - * iu K r * # 
L F * f 'J 7x^/1/7 A 1 - *^/<F 



1* HI ¥4-69394 (5) 

(L'-B ) «7'uy^f v Ktt;B ttS?«3© 
«3*:Ar. *>J:tf Ar.tttt 6 ~20®&*I£f^£^ 

t^TU<. X 3 *,^l7X.Cx ^ 4 K 7 •< Kg, 

fc*£H7SH*-7i!?)* 1 -tt20©&£lli^£ 
tl-t KD*^f;i/5, l <H * ft 1U ± © * * 0 
o y ✓eg?- ic «fc x Km $ ft l ~t*j20© 
Kfis^itcar'ift b r ° * n> t>s, * b y a 

a/ub'/uElfcg*^ l-^20©m«JS : f*^^x 
t Koa/ubWuHfa&R (flS^o-l K ) gs? 

a< # i7* £ ft * . 
t; t rDA^b-;i/ffiift7y ; ti')i)gs fc£ 

H x it;i/7y^ 1 -*iVAFf 

F „ 7* d tf ;u 7 V * - 7 ± 1 - **AFf *#U 

f K h 'J (p - MJn/] 7 l^t - i 

1 -^;uAKf**'U- Fs N . N - •>*>■?- ^ 7 - 
■J - 7 1 - * /< K x ^ ^ — F x N . N - if x 
* jv 7 ^ 'J - 7 1 - *fl/A'Ff*#l/- F ? T 

Y *) 7 /w * A* H » 7 y * - 7 J. £ x fcaii'F 
t;x^-;u7>^-7i*-rh7 (7i^;u)W!*x 
MJ7'ot , ;b7yti^Af F5 ( 7 * J- ) SB 
S?x h'J (a-7*^^)7y*-7i.-rh7 (7 
*-^)flgi!fx h'J>f-/i>7^ ; t^7i.xh7( 
p-MJ*)i«, MJ>f^7yt;UrF 
9(o-h*J/u)aX« F "J 7'fJU7 >t ^Oi 
T h7 (^V^7**07xi/b) F 'J 7* 

Df/l/7ytinf H ( 0 . P - >* > f- »> 7 * 

-^)«33Rx h'J7"^;u7>' : e-7i-f-h7C8 

. a - i/' > ^ ;u 7 ^ ) 01 » x MJ7>fl/7yt 

^7x7- h 7 (p - h y 7^^-°> *-/W*A./U 

)«BSfx F , J7'^^7> : t^7i.xh7 (^^^ 
7iu^D7i^;u)«aS5x h'J ( n - 7* f- ii/ ) 7 
^^--Jif F 7 (o- Mi A*) flSV :>.H ~ 



-657- 



f^r^'i-Uf h V ffl £ . N.N 

-flf /l/7i'i iOif h v ( 7 * ~ ^ ) JR 
. H.N- 2.4.6--<y^>^/i'7^ , ;^^^'rh 
7 ( 7 * - ^ ) 88 » 3? : >* 7 * A/ 7 y * - «? 
J£ li . fcixtf-^ ( 1 - 7* n t* /»/ ) 7 y * ~ O -f. 
X h 7 *(-<y^7A/^l37*i;u) fflfl*. 
o-v+>i^7V^-^^7-f--7 ( 7 * A* ) flfl as 

ifi MJ7*i^*^7/-nf K 7 < 7 ^ ~ 

^ 7- I* 7 ( 7 * - ) v h'J (>">^/U7x 
- nO *77^nr ^ ( 7 * ~ A/ ) SB 5R 5$ 

*£?Hc*tfSi5&&K<b£'toK*l-rS7A'$ 
/ 4 * * <Di%MPl& t LTttlO- 10000 

-25© or - st U 7 4 V * *t W 2> Z £ ~C & h . 
**fl»tC^^Ttt. <r - it U 7 * y©Jt*Sfcffi£ 

W*-tf7*ot:uy<tx^uy. yotruy£i- 
7*-ry«^©^*»2 -25SS©if UVUB 
or - * U 7 y©*fi<£#*K!i£T*iSiCt,f«Jffl 

*!B©^i£T}?^n/:# "J or- 3#-t-7.*ya&$fe 
4 . 

1 



» 151 ¥4-69394 (6) 

3 3*50-5000* n.|8T65, 

*©5£9!©;£&TiT*3*is££-2r£ 

£<t*safc©?*£LS^fctfS£i£* SSfBM£ 
tt*>*|fflT*. m^SK £ U tt - 100 -200 -c 
. S^E)3tLTttaK-100 k*/ciTif -3 
-R«T«>S. #3: U < tt-50*C~100 "C. StJE 
~S0k*/cidT 36 * . 

a. t±* 7* * y . ~« y y . ~* * y . 9 y ^ * 
O 9 V . J t ^ ^ x * f * ^^a-cy^y^ i/^ 

o -9- y £©fi3foSHt;K3E©tei3 v -o-fe-y, 
h;u*y. 4 •> y «i©^^J5SK^**-bf$ffl 

Ttt. rot'uy, 1 - 7' -r y . 4 - > * A* - 1 

^ y 7- y . 1 > * -fe > . 1 - * 9 V . 1 ~ 

•r-fey, 1 — Ff t V, l-T-h^r-ty. 1 - 
* * 7 * y , 1 - * 9 9 f * V U £ © & » 3 

[ -f v 7" o tr «j x y < •> ^ d y ^ jl y - 
2.7 - ■>* - * — •> -* y 7*^/w-9-7;u*u- 

y) ] 

##£»H»U*: 300«**' 7 * K7 7 * 3 C2, 
7- !>* - tert- 7* ^ 7 A** uyi2.0g (Synthesis. 
335(1984>Cg2«c©;£;feT£j£ Lfc) * «r h 7 * 
K 0 7 7 y 100«2Ci§W $ -ti- fc. d©r§*£tc>* 
/i-'JfOAOi-r A/$ ffl44 5 'J * -78*C T 

$ HK *(DJ|©gKT3^Rlll!SH!Lf;. C © K 
CiSiftCf r7t K077 y50i«Tft«l/; 6.6 
- ■>* > f- iv 7 /i- ^ y 4.6 g $-78tTifiTL/c. 

ioB#raRf?^ wi^/c. 3.6%js«^ loo 

AT * C i tz & *) E.&*&± x - x >HB € 7k 
iSt. ^E»fi£Ii1 $ -fr i Z £ C J; 0 16.4 g ©^«feffi 
tt«*^/c. Z ©tett«£ 7 9 o -7 h T^sta. 

y ^ x y ~ 2. 7 - £/" - ^ - •> + y 7* ^ ;u - 

9-7^*uy) ^ ?§ . 



-658- 



c H 

St*® {%) 90.63 9.37 

{%) 90.51 9.41 

C W V/Dfijfy ( i/ ^ D ~c y 9 x _ 2 , 

7 - p - ^ ^ + ij rf^-9-7^tUi 

) & J - +3 2* O 9 o >; K ] 

± se £ j£ L -f v r a f ij f x ( •> £ d ^ ^ 

x y - 2 . 7 - £/ - ^ - i, + ij 7 - -j- ;u _ g _ 

7 /U U V ) lO.Ogin - 7'f-^ , ^>)j.T , Jf- 

v 9 C, JLV - 2. 7 - * - t - 7* - 9 - 7 

* U :/ ) ®y V f ^ifi^SiJL/:. 
fttX^SfBlftlt 500«4*- 7 * S 7 y X 13 IZ 
m&itis Jl>3 M 6.1 g £Jg{fc> u i 0 0«£ 
tC S « ^ * /c. C©S««tC-78X'T?§A?$ -y/c 

-f y r o e y r v ( ^ ^ d > ^ x ^ ;u - 2.7 

- -S - 9 - > + 7* 9 - 7 U ^ yu) 

- t - 7' 1- - 3 - ynsitis — jv) -j juo - 
7 A * o U K 0 . 0037 $ 'J * iv . 5C v — • T £ V 
*fcS3 > *-^7 ;w $ y * * v (ffi^ffil6.I)0.2g « 
Jra^fc. r a t' u flU^T^rt* 3 ks/ciizm 

■j-*»$asi^ mm&& u > y 9 9 * ? 

* * 'J 7*o f U I37.2g£#fc. A* 

I35t <D-r h 7 U >i§?RTfflS l^/cSPRtt 
Bt (EJT a i«Sr * ) t*0.96<a/g. "C-N 

*tt0.92T*> lO'C /^(D^aiSfiCT^S^ 

3Ett*«!E (DSC) tc<fc 0 ^t»^j»*tt 153X. 
l0TC/#©KSi£&TD S ClC«fcO*«>*:*SfMt 
1 1 0 *C T . 
C fc. DSC£fflt'230 tT5^r B 1»»{|, 
&£110 tCfil,T110 tTO^ja^ft^j|K( 

it«5ff< 1 

*t fi C 14 -a T j£ L -f v 7* o f y y ( •> 2 
d -< y ^ y x - ;u - 9 - 7/t/^-u-/u) 



1* PA ¥4-69394 (7) 

f 'J 7 J> Oiglb/ * U 300«fi* -78*C T 

3IAL/5:. -7BtT4^raRI?tfca, SiSH 
#SL. -tOfiBCT $ «i><C15K*re1£iE*tai**. 

^ - #fflfetttt«a© t. -30'c T24^roi^fij*r 

y ( *> ;7 d ^ y ^ y j - /i, - 2 . 7 - •>" - ^ — •> 
•J 7 ' * /i' - 9 - 7 /!/ * U ^ JV ) •>* /l/ 3 - ^ A 





c 


1. H 


3 aZrCl t 








C 


H 


C) 


St3tfl (%) 


63 


.97 


6.25 


13.0 


sizMfa (%) 


64 


.13 


6.22 


12.87 



'H-NMR : 

Stew 2 

-f y T o t" V -r V (C/^D^^^->"xj.n^- 2.7 

S ^ « If -7 tz . $^ h tl tz > V j * 9 9 * v 9 # 'J 
7* o f u y y>r +t 9' — ij 82 . 9 g T * -a . /< ^ it — 
© 5 ttl.38<tf/g , > V i? * 9 9 * v 9 *< V 9 -j 
F#Vtt0.9K Bt^.K 150X. tg^Ykfiffi tt92T 
T * . 

*a&{fcif&( T,x,)tt205 ft?h~>tz. 

4.^iffi©i3m«eiw 

f ii * m Bfl to s © HJte W 1 t » «b n /c -r v r 
o f y y y ( i, 9 a -< > 9 •>* x - 2.7- ■>" - 

^ ~ > ^ t; fl/ - 9 - 7** Ua/u) •>* /u 

SiH'/M') K© 'H ~ N M R OifflS^S:^ 
^ T . 

g©7a->- ^T. 



-659- 



MBIT 4-69394 (8) 



y £/* it 9 9 * v 9 # "J - « - * U 7 * ^*53iST 



2 

h — a. 




( to » g ^ 



W 2 



-660- 



